Some time ago, the synthesis of the globular macropolyhedral megaloborane B 20 H 26 , from the passage of B 10 H 14 through a silent electrical discharge, was reported, although precise reaction conditions were unspeci®ed (Friedman et al., 1963 ). An alternative Me 2 BNHMe-catalysed thermolytic preparation was also reported (Miller & Muetterties, 1963; Miller et al., 1964) . Since then (Miller & Muetterties, 1963 , Enemark et al., 1966 , this very interesting compound has been essentially unexamined. We have now developed an interest in B 20 H 26 and in the possibilities of synthesizing other globular boranes (Kaur et al., 1997; Bould et al., 1999 Bould et al., , 2000 Yao et al., 1999) , and have consequently sought to duplicate the original synthesis, which used a silent electrical discharge. A 1500 V AC silent discharge through a glass tube containing decaborane(14) yielded predominantly a yellow material which is a main focus of our investigations and which we have yet to identify. However, dichloromethane extraction of the material followed by high-performance liquid chromatographic (HPLC) separation yielded very small quantities of several substances, shown by NMR spectroscopy to be a variety of boron hydride species. Predominant among these was a series of compounds identi®ed by NMR spectroscopy [compare with Boocock et al. (1980) ] as being in the bis(nido-decaboranyl) family, (B 10 H 13 ) 2 . Two of these were identi®ed as the known compounds 2,2 H -and 1,2 H -(nido-B 10 H 13 ) 2 [after Boocock et al. (1981) ]. A further previously unobserved bis(nido-decaboranyl) isomer was isolated and crystallized by slow sublimation in an evacuated tube. We report here its structure determination as the 1,1 H -(nido-B 10 H 13 ) 2 isomer, i.e. the title compound, (I). Crystals were small (0.03 mm cubes) and the single-crystal work required synchrotron-generated X-irradiation for suf®cient diffraction intensity (Cernik et al., 1997 (Cernik et al., , 2000 Clegg et al., 1998) .
There are 15 possible isomers of (nido-B 10 H 13 ) 2 , of which eight are four enantiomeric pairs (Boocock et al., 1980) . Those previously characterized structurally by single-crystal X-ray work are the 1,2 H -( Barrett et al., 1985) , the 1,5 H - (Brown et al., 1979) , the 2,2 H -and the 2,6 H -species (Boocock et al., 1980) . The 6,6 H - (Boocock et al., 1979) , 2,5 H -and 5,5 H -isomers (Boocock et al., 1981) have been characterized by NMR spectroscopy. The 1,1 H -isomer ( Fig. 1 ) contains an inversion centre at the midpoint of the intercage BÐB linkage. The BÐB linkage distance [B1ÐB1 i ; symmetry code: (i) 1 À x, 1 À y, 1 À z] of 1.704 (3) A Ê is at the top end of the range of values reported for bis(decaboranyl) isomers, which range from 1.698 (2) (1,5 Hisomer; Brown et al., 1979) to 1.679 (3) A Ê (2,2 H -isomer; Barrett et al., 1985) . The basal intracluster BÐB distances associated with the linkage B1 atom show small but signi®cant lengthenings of ca 0.017 (2) A Ê compared to those around the unsubstituted B3 atom and are similar in magnitude to those noted previously (0.015 A Ê ; Boocock et al., 1980) . Other distances on the substituted side of the decaborane subcluster do not differ signi®cantly from those on the unsubstituted side with the exception of the long B5ÐB10`gunwale' interboron vector in the nido-decaboronyl`boat', which, at 1.955 (2) A Ê , is 0.016 (2) A Ê shorter than the opposing B7ÐB8 distance.
Experimental
Decaborane(14) (0.472 g), contained in a small sample vial, was placed in a glass high-voltage silent-discharge reaction tube [constructed in a similar manner to the one used by Friedman et al. The crystallographically determined molecular structure of 1,1 H -(nido± B 10 H 13 ) 2 drawn with 40% probability ellipsoids and with H atoms shown as small circles of arbitrary radii. [Symmetry code: (i) 1 À x, 1 À y, 1 À z.]
AC, ca 10 À3 mm Hg) for 90 min resulted in a substantial amount of yellow material being deposited on the sides of the tube. The reaction vessel was opened to air and the material extracted with dichloromethane. The extract was ®ltered through silica gel and the ®ltrate subjected to preparative HPLC separation (25 Â 2.12 cm column, Lichosorb SI 60, 15:85 CH 2 Cl 2 /n-hexane, 20 ml min À1 ) giving three products with R T 6.9 (component A), 7.3 (component B) and 7.7 m (component C). Components A and B were identi®ed by 11 B NMR spectroscopy as 2,2 H -and 1,2 H -(nido-B 10 H 13 ) 2 , respectively, by comparison with previously characterized samples (Boocock et al., 1981) . where P = (F o 2 + 2F c 2 )/3 (Á/') max < 0.001 Á& max = 0.38 e A Ê À3 Á& min = À0.18 e A Ê À3 Data collection procedures are described by Clegg et al. (1998) . The data set, derived from several series of exposures, is complete to = 26 . Corrections were applied for the decay in the synchrotron primary beam intensity. All H atoms were re®ned freely [BÐH range 1.051 (16)±1.329 (17) A Ê ].
Data collection: SMART (Siemens, 1997); cell re®nement: SAINT (Siemens, 1997); data reduction: SAINT; program(s) used to solve structure: SHELXTL (Sheldrick, 1998); program(s) used to re®ne structure: SHELXTL; molecular graphics: SHELXTL; software used to prepare material for publication: SHELXTL and local programs.
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Computing details
Data collection: SMART (Siemens, 1997) ; cell refinement: SAINT (Siemens, 1997) ; data reduction: SAINT; program(s) used to solve structure: SHELXTL (Sheldrick, 1998); program(s) used to refine structure: SHELXTL; molecular graphics:
SHELXTL; software used to prepare material for publication: SHELXTL and local programs.
1,1′-bis(nido-decaboranyl)
Crystal data (6) 0.0164 (6) 0.0014 (5) 0.0010 (4) −0.0013 (5) B2 0.0209 (7) 0.0161 (6) 0.0235 (7) −0.0002 (5) −0.0003 (5) 0.0009 (5) B3 0.0240 (7) 0.0198 (7) 0.0170 (6) 0.0006 (5) 0.0017 (5) 0.0004 (5) B4 0.0201 (6) 0.0168 (6) 0.0192 (6) 0.0008 (5) −0.0027 (5) −0.0008 (5) B5 0.0236 (7) 0.0190 (7) 0.0224 (7) 0.0047 (5) −0.0022 (5) −0.0042 (5) B6 0.0267 (7) 0.0194 (7) 0.0351 (8) 0.0013 (6) −0.0033 (6) 0.0002 (6) B7 0.0272 (7) 0.0227 (8) 0.0275 (7) 0.0002 (6) 0.0012 (6) 0.0075 (6) B8 0.0315 (8) 0.0261 (8) 0.0232 (7) −0.0015 (6) −0.0077 (6) 0.0036 (6) B9 0.0219 (7) 0.0221 (7) 0.0333 (8) 0.0021 (5) −0.0073 (6) 0.0001 (6) B10 0.0190 (6) 0.0219 (7) 0.0221 (6) 0.0031 (5) 0.0005 (5) 0.0004 (5) Geometric parameters (Å, º) (17) 
